H NMR: TMS-Epa-(S)-Lac-OMs 5 (400 MHz
,
MALDI-TOF MS: TMS-Epa-(S)-Lac-OMs 5 (positive mode
NOESY NMR Spectrum: 3 (1 mM) in DMSO-d 6 (mixing time 400 ms) (400 MHz). No fitting was possible with log β < 5.1. The goodness of the fit becomes unacceptable with log β > 6.3. In the region 5.1 < log β < 6.3 the stability constant log K 11 is practically unaffected by the initial choice of log β, rendering the estimation of this constant reliable. In the same region the sigma value only exhibits small variations so that the exact quantification of log K 21 on the basis of this parameter is not possible. It is therefore safe to state than log K 21 ranges between 0.9 and 2.1.
Note that also the signal of the methyl groups of 3 exhibits a minor shift in the 1 H NMR spectra during this titration. The resulting binding isotherm could, however, not be fitted to a reasonable binding model. As the methyl groups point away from the anion binding site, we attribute the shifts in their resonance to changes in solvation during the titration and we therefore neglected the corresponding binding isotherm in the data treatment. Titration of 3 with TBA trimetaphosphate (TMP) (2.5 vol% H 2 O in DMSO). The solution of the structure varied by using SIR2014 7 for the direct methods and the handling of one hydrogen atom. The one hydrogen (H5O) between dihydrogen phosphates was located from the difference-Fourier map and refined with U eq (H) of 1.5 U eq (O) and with O-H distance restrained to value of 1.00 Å (s = 0.01). The compound is pure enantiomer and crystallized in a chiral space group, but due to weak disordered data the absolute structure could not be determined reliably. 
